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IMUP3A - POCCUICKMIA TEXHOAOTUUYECKMI YHUBEPCUTET (MHCTUTYT TOHKMX XMMUUYECKMUX TEXHOAOT U
nmeHn M. B. AomoHocoBa), 119571, Poccusi, MockBa, np. BepHaackoro, 86

20TBYH UHCTUTYT GU3UUYECKON XUMKU U INEKTPOXMMUK UM. A. H. dpymkuHa (MDXI) PAH, 119991,
Poccus, r. MockBa, AeHUHCKui np., 31

Ha KOHKpeTHOM NpuMepe paccMoTpeHa BO3MOXHOCTb onpeaeneHus metoaom 0P BIKX cAoxkHOM MHO-
FOKOMMOHEHTHOW KOMMO3ULMM Ha OCHOBE TPEX AEWCTBYIOLUMX BELLECTB MHCEKTULMAHLIX Cy6CTaHUUI ABYX
pasAMUHbIX rPynn - NMPETPOUAHBLIX UHCEKTULMAOB (TETPAMETPUHA U arbdauunepmeTpuHa) U NPOU3BOAHOTO
$hEeHUANMPa3oNOHOBOTO psaaa (GUNPOHKUA). Ha MoaeAbHbIX pacTBopax U aKcnepMMeHTaAbHOM obpasLe npea-
CTaBAEHbl BapuaHTbl pelleHUs aHAAMTUUECKOW 3aAauu, pacCMOTPEHbI acneKkTbl nepesoaa cybcTaHUMWA U3
npocTeiLlero BapMaHTa npenapaTMBHon GpopmMbl (3MyALCMOHHOIO KOHLEHTpaTa) B pacteop. MokasaHbl an-
ropUTMbl CO3AaHWUA METOAUKH, A TaKXKe NOCAeAOBaTEABHOIO YCTAaHOBAEHUSA METPOAOTMUECKMX XapaKTepPUCTUK
KOAMUYECTBEHHOIO0 XMMUUECKOr0 aHaAu3a Ha npumepe cybcTaHUUU HEOHUKOTMHOMAHOTO PAAA (TMAKAOMPUAQ),
3aKAIOUEHHOM B NULLEBYIO reneobpasHyto maTtpuuy. MpuBeAeHbl peKOMEHAALMM MO CO3AAHUI0 METOAUK AAA
LLUMPOKOTO KPyra MHCEKTULMAHbIX CYOCTaHLMUM, UCMOAL3YIOLLMXCA B NPAKTUKE NECT-KOHTPOAS.

KAloueBble CAOBaA: MHCEKTULMAHBIE CYOCTaHUMK, onpeaeneHUe COAepXKaHUA, NEeCT-KOHTPOAb, AEUCTBY-
lolLlee BeLLEecTBO, MMPETPOUAbI, GEHUANMPA3OAOHbI, HEOHUKOTUHOUABI, O® BIXKX, GUNPOHUA, TETPAMETPUH,

LMnepMeTpu1H, arbdaumnepmMeTpuH, THAKAONPUA, M30MEPHbLIN COCTaB.

BBEAEHUE

AaHHaa nybAMKauus SBASETCA MPOAOAKEHMEM
cTaTbM, MPEACTaBAAIOLEN peLleHNE KOMMAEKCHOM
MeToAnueckor 3apaun [1]. Ha npumepe npenapa-
TUBHOM GOPMbI U3 TPYMMbl KOHLEHTPATOB 3MYAbCUIA
pPacCMOTPEHO BAUAHUE pPa3AMYHbIX GAKTOPOB Ha
CO3AaHME METOAMKM aHaAu3a, a Takxe npoueAypbl
YCTaHOBAEHUS METPOAOTMUECKUX XapPaKTEPUCTUK.

OMYABCUOHHBIE KOHLEHTPaTbl MHCEKTULMAOB —
OAHA M3 CaMbIX MHOTOYMCAEHHbIX U AOCTYMHbIX Npe-
napatMBHbIX OPM, KOTOPas NPUMEHAETCH cenvac
Ha PbIHKE MEeCT-KOHTPOAS. MCNOAb30BaHUE MHCEK-
TULUMAOB Pa3HbIX KAACCOB NPU MUHMMAAbHOM Ha-
6ope BCNOMOraTteAbHbIX KOMMOHEHTOB U MPOCTbIE
annapaTypHble pelleHuUss B YCAOBUSX MPOU3BOA-
cTBa obecneynBaroT LMPOKYD 3auMHTepecoBaH-
HOCTb B A@QHHOW MpenapaTMBHOM dopMe LEeAeBOM
ayAUTOpPMKU. ITO AOCTATOYHO NMPOCTblE pPeLenTypbl,
BKAIOUAKOLWLME MOMWMO AEWCTBYHOLLMX BELLECTB
COAtOOUAMBATOP (OpPraHUUYECKUi PacTBOPUTEAB),
3MyAbratop (MOBEPXHOCTHO aKTUBHOE BELLLECTBO) U
HebOoAbLLOE YNCAO BCMOMOTaTeAbHbIX A06aBOK (ne-

HOracuUTeAn, Kpacuteam n npou.). OAHAKO paxe Ta-
Kasi OTHOCUTEAbHO NpocTana npenapatneBHas dopma
cnocobHa cTaBUTb NepeA COTPYAHUKaMU MPOU3BOA-
CTBEHHOIO U MHCMEKLUMOHHOIO KOHTPOAS AOCTaTOu-
HO Cepbe3Hble METOAMYECKME 3apauu, a B CAyYae
WCMOAb30BAHUS HECKOAbKUX AEWCTBYHOLIUX Be-
LLLEeCTB OAHOBPEMEHHO 3aAaya 3HAUYUTEABHO YCAOX-
HaeTcA. [pn HaAMUMKM Ha NPOU3BOACTBE PA3AUYHbIX
TUNOB nNpenapaTtuBHbIX OPM MHCEKTULMAOB OTpa-
60TKY OOLLMX METOAMUYECKUX 3apay paLMOHaAbHee
HauyMHaTb MMEHHO C A@HHOM GOPMbI, MOCKOAbKY 3TO
HauMeHee CAOXHasa cMcTeMa B MAAHE BAUAHUSA Ma-
TpULbl (BCAOMOraTeAbHbIX KOMNOHEHTOB) HA KOHEU-
Hbll PE3yAbTAT MO OMNPEAEASIEMOMY UHCEKTULMAY.

OTMETUM, UYTO PACCMOTPEHHbIE B AAHHOW ny6-
AMKALMU METOAMYECKME MOAXOAbI BHeppeHus O
B3XX - yctaHOBAEHMWE rpaHuL, NPUMEHUMOCTU U
BbIOOP ONTUMAaAbHbBIX PEXUMOB — aHAAOTUUHbI Me-
TOAMYECKUM acnektam npumeHeHumnsa MHKX.

Ha npumepe 3SMYAbCMOHHOIO KOHLEHTparTa,
NPEeACTaBAAOWEr0 KOMMO3ULMIO U3 TPEX UHCEKTU-
LUMAOB, ObIAM OTpaboTaHbl BapUaHTbl U3BAEUEHUS
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MHCEKTULMAHbBIX CyBCTaHUMI C yKa3aHWeM Cnoco-
60B NPO6ONOATOTOBKM, YCAOBUI MPOBEAEHUA XPO-
MaTorpaduMyeckoro OnpepereHua U npumepamu
XpomaTorpamm.

[Moka3aHO yCTaHOBAEHWE KOAMYECTBEHHbIX Xa-
pPaKTEPUCTUK METOAMKM XMMMUUYECKOrO aHaAM3a Ha
npumMepe onpeAeneHuss COAepPXKaHUA TUaKAONPUAA
B reneobpasHoi NuLLLEBON MaTpULe.

MATEPUAADBI U METOADI

AASt NpOBEAEHUA UCCAEAOBAHWMM MCMNOAb30BAAU
TEXHWYECKME CYOCTaHUMKU KUTANCKOTO U MHAMMCKOrO
NMPOM3BOACTBA C NACMOPTHbIM COAEPXAHUEM AEW-
CTBYIOLLMX BellecTB bonee 96%.

McnoAb30Bann CAeAYIOLLLIME peareHTbl U COAbBEH-
Tbl: U30NPONaHoA (X. 4., FOCT 18300-87), xnopodopm
(X. 4., TY 6-09-06-4263), TOCT 10455-80), ykcycHas
Kucaota (X. 4., FOCT 61-75), AMMETUACYAbDOKCUA (X.
4., TY 2635-114-44493179-08); BoA@ AUCTUAAMPO-
BaHHas (FTOCT 6709-72), aueTOHUTPUA (AAA BIXX,
Panreac, MicnaHus) ncnoab3oBanuch 6e3 npeaBapu-
TEAbHOW OYUCTKM.

MpoBepeHe BIXX B couetaHnn ¢ YP-peTekTu-
poBaHWEM OCYLLECTBAAAM Ha XpomaTorpade Waters
490 (Waters Ltd., Watford, UK), ocHaweHHOM Ha-
cocom Altex mopean 110A, nHxektopom Rheodyne
¢ o6beMoM netan 20 MKA, YP-AeTEKTOPOM MOAEAK
490 c nepemMeHHOW AAMHOW BOAHbI. AAbTEPHATWB-
HO MCMNOAb30BaAM xpomarorpad «Kpuctann BIXKX
2014» (3A0 «Xpowmatek», Poccus), OCHaLLEHHbIN
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MHXeKkTopoM Rheodyne ¢ o6bemom netan 20 MKA U
YAbTPaPUOAETOBLIM AETEKTOPOM. [loaBMXHasA dasa
npeABapUTEABHO AEra3MpoBanachb NPy MOMOLLM YAb-
TPa3BYKOBOW YCTAHOBKMK, CKOPOCTb NOTOKa MPU SAOU-
pOBaHWK, COOTHOLLIEHUE KOMMOHEHTOB, TUM KOAOHKM
M AAMHbI BOAH MPU AETEKTMPOBaHWKM (TemnepaTtypa
KOMHAaTHas) yka3aHbl B NMOAMUCAX K PUCYHKAM U Ta-
6anue 1. 3anucb xpomartorpaMm MNPOBOAWAM C MO-
MOLLBIO NporpamMmmbl «MyabTUXpOM» (Ampersand Ltd.
Bepcus 1.52i, Poccua) n «Xpomartek-AHaAnUTUK» (BA0
«XpomaTtek», Poccus).

B npouecce paboTbl roTOBUAM NPEMUKCHI aHAAM-
3MpyeMbix cybCcTaHUMIN B XAOPODOPME C KOHLEHTPa-
unsamm 5-10 mr/mA. PazbaBaeHMeM NPEMUKCOB MU30-
NPONaHOAOM AO KOHuUeHTpaumin 0,02-0,30 mr/ma
YAAAOCb MOAYYUTb CcTabuAbHble paboune pPacTBOPbI
(xpaHeHuMe 3 mecsiua B XONOAUABHUKE T = 2+6°C) AnA
aHaAMTMYEeCKOro onpeaeneHma metopom 0O BIXKX ¢
LWMPOKMM OXBaTOM MOAAPHOCTEN MOABWXHOW dasbl.
PactBOpbl ¢ KOHUEHTpauMsmu Hmxe 0,02 mr/mAa ro-
TOBWAM HEMOCPEACTBEHHO NMEPEA MCMOAB30BAHUEM.

B kauecTBe 06bekTa MccAep0BaHMA Bbina BbibpaHa
MOAEAbHAas MHCEKTULMAHAA KOMMO3WLIMA, MaKCUMaNb-
HO NMPUOAMXKEHHAA K 3MYyAbCMOHHOMY KOHLEHTPaTy Ha
OCHOBE Tpex AEWCTBYIOLLMX BELLECTB: GUNPOHUAA, Te-
TpaMeTpuHa v anbda-LUMnepMeTpmrHa ¢ OPUEHTUPOBOY-
HbiM copepxanunem 0,5, 2,0 n 10,0 maccoBbix % co-
OTBETCTBEHHO. B cOCTaB MOAEALHOM KOMMO3ULMKU BbIAK
AOBaBAEHbl HEWMOHOTEHHbIE MOBEPXHOCTHO aKTWUBHbIE
BeLLEeCTBa U OPTOKCHUAOA B KauecTBe ContobrAansaTopa.

Ta6auua 1. YcaoBus npoBepeHUsA XpoMaTorpaduyecKoro paspeAeHus UCCAEAOBaHHbIX MHCEKTHLMAHDIX cy6cTaHuMH B npouecce
nop6opa meropa onpepereHUsA

Reprosil
ProteCol C18H 120A 5um 150x4.6mm
MapameTpbl ODS A 5pm . . .
150x4.6mm (SGE Analytical Science, Trajent®)
CKOpOCTb 3/1I0MPOBaHMUA 05 05 05 1.0
(MN/MUH) ' ' ' ’
MNoaBwxHas dasza =, oA, aA. a0
CH,CN : H,0 : CH,COOH 70:30:1 70:30:1 80:20:1 80:20:1
dunpoHun
8.4 9.2 5.9-6.6 2.9-34
Cy6cTaHums [120068-37-3]
[CAS Number] | TeTpameTpuH B i i
[7696-12-0] 16.5 20 11.0-12.5 5.4-6.1
BpemeHa UnnepmeTtpuH
YAEPXKMNBAHWA, | [55315.07-8]
MUH) 33-39 40-46 19.5-22.0 8.9-11.0
a-LiynepmeTpuH
[67375-30-8]
Ob6Lee Bpems aHanmsa (MUH) 45 50 25 12
Ccbinka/PrycyHoK [1, 2] 1A 1B 1CD
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AAA NpuMepa, Ha KOTOPOM PacCMOTPEHO ycTa-
HOBAEHME KOAMUYECTBEHHbIX XapPaKTEPUCTUK XUMM-
Yyeckoro mMeTopa aHaAM3a, OblA MCMOAb30BaH 06-
paseL, oueHnBaHus (O0) Ha ocHOBe reneobpas3HoOM
NULWEBON MaTpULbl C HECKOABKUMUW AENCTBYIOLLMMM
BellecTBaMu. B kauectBe cybcTaHUMM AAA OLLEHUBA-
HUS BbIA BblBpaH TMaknonpua (coaepxanune B 00 -
0,125%).

PE3YAbTATbI U UX OBCYXXAEHUE

Mpu nepeHoce ycAOBMM XxpomaTtorpapupoBaHus
paccMaTpuBaeMblX WHCEKTUUMAHBIX CcybCTaHUMM
(Ha Nnpumepe aHaAUTUYECKUX CTaHAAPTOB), NMpPeA-
AOXEHHbIX paHee anst meTopaa OO BIXX [1-7], Ha
MCNOAb30BaHHYO HamMu KOAOHKY ProteCol C18H
120A 5um 150x4,6mm (SGE Analytical Science,
Trajent®, ID 2C182-05N46SG) npu 280 HM 6bIAK
MOAyY€EHbl AOCTAaTOYHO BAM3KKUE pe3yAbTaTbl. Takown
GaKT MOXHO OObBACHWUTb WMCMNOAb30BAHUEM POA-
CTBEHHbIX HEMOABWXHBbIX a3 ¢ npueutbiMu C1l8
rpynnamu, a Takke MAEHTUUYHBIMU YCAOBUSMU XPO-
mMaTtorpadupoBaHus. B ycnoBMSX NpoM3BOACTBaA
rapMOHMW30BaHHbIA MOAXOA K METOAMKE aHaAu3a
He Bcerpa SIBASIETCS AY4YLIMM, MOCKOAbKY 3aya-
CTYO UCMOAb3YETCA y3Kas HOMeHKAaTypa cybcTaH-
LU (aHaAuTMUYeCcKUx obbektoB). OAHON M3 3apad
MCCAEAOBaAHUA SIBASIAGCH ONTUMM3ALMS YCAOBWM
onpeAeneHusa ¢ yyeTtom crneumodunkn obpasua, 3a-
AelicTBoBaHHOro o6opyaoBaHMa M 0bLKuX TpeboBa-
HUI K pOHACTHOCTU METOAUKM [8].

AAA 0TPabOTKM METOAMKM OAHOBPEMEHHOTO aHa-
AM3a COAEPXAHUS TPEX AENCTBYHOLLMX BELLECTB ObIAO
NPUrOTOBAEHO MOAEABHOE WMHCEKTULMAHOE Cpea-
cTBO. B panbHenwem uccaepoBanca 1%-m pactsop
MOAEABHON KOMMO3WLMK, Kak paHee 6bIA0 PEKOMEH-
AOBAHO AN MWKPOKAMNCYAMPOBAHHbIX KOMMO3ULMA
[2]. PaccmatpuBaAUCb pas3AUUHblE CMECWU OpraHu-
YEeCKMUX pacTBOPUTENEN, U3 KOTOPbLIX OCHOBHbIM ObIA

BblOpaH COCTaB Ha OCHOBE W30MPOMWAOBOrO CrunpTa
N AMMETUACYAbDOKCHUAA (TAbA. 2).

Mpn M3yyeHUU pPexMMOoB XpomaTorpaduyecko-
ro ONPeAeAneHUsa AASE TUTYAbHbIX cybcTaHUMi B 1%-M
pacTBOpe CPEeACTBa B pPaMKax rapMOHWM30BaHHOMO
noaxoaa GbIAM B3SITbl CTapTOBbLIE YCAOBKA — 3TO aHa-
AMTUYECKasi KOAOHKa C FeOMeTpUUYECKMMU napame-
Tpamu 4,6x150 mm, 3anoaHeHHaa C18 - daszon [1].
AenicTBUTEABHO, 3aAeNCTBOBAHHAsA KOAOHKa ProteCol
C18H npoaeMOHCTpUPOBaAa Aaxe UyTb OOAbLLYHO
9QPEKTUBHOCTb Pa3AENeHUss ¢ BAM3KUMU BpeMeHa-
MW YAEPXMBaHUA AAA UMPOHMAG, TETPaMeETpUHa U
anbda-umnepmeTpuHa/uMnepMmeTpmHa AN cocTaBa
noaBuxHomn ¢asbl CH,CN : H,0 : CH,COOH (70 : 30
: 1), ckopocTu antoMpoBaHua = 0,5 MA/MUH (M30Kpa-
TUYECKUIN PEXUM) U AAMHBI BOAHBI AETEKTUPOBAHUA A
= 280 HM, Kak paHee BbIAO pekoMeHAOBaHO [1, 2].

MOCKOAbKY Ha nepBOM 3Tane ObIAO AOCTUIHYTO
npuemMAemoe paspeneHue, Npu AaAbHEWLEeN ONTUMK-
3aUMN METOAMKM BbINO MPU3HAHO LEeAeco0bpasHbIM
CKOPPEKTMPOBATb MOAAPHOCTb CUCTEMbI AAA COKpa-
LeHUst obuero BpeMeHu aHanm3a. MCKAKOUUTEABHO
KOPPEKTUPOBKOM MOASIPHOCTU MOABMXHOM dasbl A0
3HaueHus CH,CN : H,O : CH,COOH (80 : 20 : 1) npu
COXPaHEHUM OCTaAbHbIX MapamMeTpoB HEU3MEHHbI-
MW YAAAOCb COKpaTWTb BPEMSA aHaAM3a B ABa pasa
AO 25 MUH (puc. 1A). B 3TUX yCAOBUSAX 3HAYUTEABHO
M3MEHUAUCL BPEMEHA YAEPXMBAHWUSA BCEX ONpeae-
AsileMblx cybcTaHumi (Taba. 1). OpHaKo Hamboabllee
6€CMNOKOMCTBO BbI3blBAA 3HAYUTEABHO YLUMPEHHbIN
CUrHaA TeTpaMeTpuHa, ABHO MepPeKpPbIBatOLMNCA C
aHaAUTUYECKUMWU CUTHaAaMU APYrMX KOMMOHEHTOB
KOMMO3WLMW.

Ha caeaytowem atane 6bina NPeAnpUHATa NOMbIT-
Ka HUBEAMPOBATb BAUAHUE MeLLatoLLMX NPUMECEN U
pa3AeAUTb aHaAMTUYECKUE CUTHaAbl MPUMECHOM/ bIX
da3 v TeTpameTpuHa 3a CYET UBMEHEHUA CNEKTPAAb-
HbIX XapaKTEPUCTUK NPU AETEKTUPOBAHUN KOMMOHEH-

Ta6auua 2. OnpeaereHue AEHCTBYIOLMX BEWLECTB B Pa3AHYHbIX 3KCTPAKLMOHHBIX YCAOBHUAX, %

3KCTpaKLMOHHas cuctema (pesynbTaTbl B O4HOM ceprn) c
: ; peaHee
VINC : AMCO AI/IFIC : Al/lnc : iile Mo BCeM HopmaTtue
: LieToH LieTOoH CODVSIM
(80:20) (50 : 50) (80 : 20) (100) p
dunpoHun
[120068-37-3] 0.53+0.01 0.57+0.01 0.59+0.01 0.53+0.01 0.55+0.03 0.50+0.05
TeTpameTpuH
[7696-12-0] 1.77+0.03 1.97+0.03 1.80£0.03 1.82+0.03 1.84+0.10 1.50£0.15
a-LUnnepmetpuH
[67375-30-8] 10.79+£0.17 | 11.12+0.25 | 10.85+0.07 | 11.12+0.25 | 10.97+0.16 10.0£1.0
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Puc. 1. Xpomatorpammbi 1,0% no npenapaty akcTpakTa (cuctema usonponuaoBbik cnupt (UNC) : aumeTuacyabdokeua (AMCO)
C COOTHOWEHHEeM KOMNOHEeHTOB 80 : 20) U3 MOAEAbHOH KOMNO3HLUK 3MYAbCHOHHOTO0 KOHUEeHTpaTa (KkoAoHKa ProteCol C18H
120A 5pm 150x4,6 mm yCAOBHA XpOMaTOrpadHpoBaHHA NPEACTABAEHbI HUXKE:

cuctema CH.CN : H,0 (80 : 20); A = 250 um; 0,5 MA/MuH):

A - coctaB noaBuxHo# $pa3bl CH,CN : H,0 : CH,COOH (80 : 20: 1), ckopocTb 3AlOHPOBaHUA = 0,5 MA/MHUH (H30KPaTHUYECKUH

pexum), A = 280 Hm

B - coctaB nopBuxHo# ¢pasbi CH,CN : H,0 : CH,COOH (80: 20 : 1), ckopocTb 3Al0MpoBaHUA = 1,0 MA/MHUH (H30KPaTHUYECKUH

pexum), A = 240 um

C - coctas nopBuxHo# ¢pa3bl CH,CN : H,0 : CH,COOH (80 : 20: 1), ckopocTb 3AlOHPOBaHUA = 1,0 MA/MHH (H30KpPaTHYECKHiA

pexum), A = 280 HMm (c 4-# MHH - A = 240 HMm)

E - cocTaB noaABHXHOH ¢pa3bi CH,CN : H,0 : CH,COOH (80 : 20: 1), ckopocTb 3Al0HpOBaHUA = 0,5 MA/MHUH (H30KPaTHUYECKHH

pexum), A = 250 Hm (pparmeHT ¢ 8- no 15-10 MHUH)

D - ycAoBHSA, aHaAOTHUHBI C, AAA CTAHAAPTHOro pacTBOpa cyb6cTaHuui: GunpoHua - 0,05 Mr/Ma, TeTpameTpuH - 0,15 Mr/MA U

uunepmeTpuH - 1,0 Mr/ma.

TOB OAHOBPEMEHHO CO CKOPOCTbIO XpomaTtorpadpu-
poBaHus. MNpn U3BMEHEHUU AAMHBI BOAHbI ¢ 280 HM
A0 250 HM onpeaeneHre 6a30BOM AUHUU AN TETPA-
METPMHA CYLLLECTBEHHO YAyULLIMAOCH (pUc. 1E). B poanb-
HENLWEM Mbl YMEHbLUMAU AAMHY BOAHbI A0 240 HM
M OAHOBPEMEHHO B ABa pasa YBEAMYMAWM CKOPOCTb
antonpoBaHus ¢ 0,5 ma/MuH p0 1,0 MA/MMH, UTO
MOAOXMUTEABHO CKa3aAOCb Ha 6a30BON AMHUM U CO-
KpaTUAO Bpems aHanuida A0 12 muH (puc. 1B). Oa-
HaKO B MOAYYEHHbIX YCAOBMSIX MPOM3OLLAA MOTEPS
YYBCTBUTEABHOCTU OMNpeAeAeHUa GUNPOHUAA W3-3a
YXYALLEHWST CMEKTPAAbHbIX XapaKTePUCTUK — YAAAUA-
CSl MakCMMYyM MOTAOLLEHUA MPU MOHMXKEHUN AAMHBbI
BOAHbI AETEKTUPOBaHKA [5].

CyllecTBYeT HECKOAbKO NyTeW peLleHusa npobae-
Mbl YMEHbLUEHUSI aHAAUTUUYECKOTO cuUrHana éunpo-
HUAG AAS A = 240 HM M3-3a NAAEHUA €ro CnekTpanb-
HbIX XapaKTEPUCTUK, BbIOOP KOHKPETHOIO AEXMT Ha
pa3pabotumke aHaAMTMYeckoro metopa. Cambli
NPOCTON M3 BapWMaHTOB — OCTaBWUTb HU3KYKD WMHTEH-
CMBHOCTb a@HaAMTMUYECKOTO CUrHana OUMNPOHUAA W

noAaraTbCa UCKAKOUYUTEABHO Ha YYBCTBUTEABHOCTb Ae-
TeKTopa (B HaWeM CAyYae YyBCTBUTEAbHOCTU XBaTano
C 3anacom), HO Mpu 3TOM 3HAYUTEAbHO BO3pacTaeT
MOrpeLHoCTb ONPEeAeAeHWs AAHHOW cybcTaHLMMU.
Btopoi BapuaHT - NPOBOAMTb OMPEAEAEHME ABaX-
Abl: py 280 HM (Ay4lLMe YCAOBUSA AN ONPEAEAEHUSA
dUNPoHUAa) M nNpu 240 HM (ONTUMAAbHbIE YCAOBUSA
AN OMpEeAEeNeHUs TeTpaMeTpuHa Ha GoHe MpucyT-
CTBMS NMpMMecHbIX da3). Mbl BOCNOAb30BaAMUCh Tpe-
TbMM BapMaHTOM — MOCKOAbKY UCMOAb3YEMbIN AETEK-
TOp NO3BOASIA B NPOLECCE aHaAM3a MEHATb YCAOBUA
AETEKTUPOBAHUSA, Mbl 3aNpPOrpaMMmUPOBanU U3MEHE-
HWE AAMHbI BOAHbI OT 280 HM B HadyaAae aHaAu3a u
AO 4 MWH BKAKOUYMTEABHO, @ 3aTEM CMEHY AAWMHbI Ha
240 HM A0 KOHUa onpeaeAeHnsi. MMHycoM NoAOBHOM
ONTUMM3ALMM MOXHO CUMTaTb AWLLb 3CTETUYECKOE
BOCMpUSATHE M3MEHEHUS HA30BOM AMHWKM Ha Xpoma-
TorpaMme B MOMEHT MEPEKAIOUYEHUST AETEKTOPA Ha
4-i MmHyTe aHaam3sa (puc. 2C). OkoHUYaTEAbHbIE BpE-
MeHa aHaAM3a ONpeAeAsiEMbIX UHCEKTULMAHbBIX CyO-
CTaHUMM COCTaBUAU AN GUMPOHUAE - 2,9-3,4 MUH,
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TeTpameTpuHa - 5,4-6,1 MUH 1 anbdauunepmeTpu-
Ha/umMnepmeTtpuHa - 8,9-11,0 muH. B aTOM cayuae
onpeaeneHre OUNPOHMAG OCYLLECTBASETCA B Of-
TUMaAbHbIX YCAOBMAX U OLWIMOKa ero onpepeneHust
MWHUMaAbHa. HeobxoAMMO OTMETWTb, UTO B OMTU-
MW3UPOBAHHbIX YCAOBHSAX OMPEAEAEHUST HE MELLAAU
aHaAUTUYECKME CUTHAABI MPUMECHbIX das, Mpu 3TOM
obecneunBanoChb AaxXe paspeneHre reoMeTPUYECKKX
M30MEpPOB UMNepMeTprHa, NPOAEMOHCTPUPOBAHHOE
Ha cTaHAAPTHOM pacTBope cybcTaHumii (puc. 1D), a
obllee BpeMsi aHaAn3a COKpaTUAOCh B 4 pa3sa (Taba.
1) N0 CpaBHEHMIO CO CTAPTOBbLIM FAPMOHMU30BAHHBIM
meTtoaom [1, 2].

[ToMMMO ONMCaHHOrO BbIlWE METoAa Onpeae-
AEHUA BO3MOXEH aAbTEPHATUBHbIM BapuaHT Ae-
TEKTUPOBAHUS  OMPEAEAIEMbIX KOMMOHEHTOB B
ONTUMU3UPOBAHHOM pPEXMME - WCMNOAb30BaHWe
ANOAHOMATPUUYHOIO AETEKTOPa, KOTOPbIM OAHOBPE-
MEHHO MO3BOAAET MNPOBOAUTbL OMPEAEAEHUE MPU
HECKOABbKMX AAMHAX BOAH. OAHAKO A@HHbIM TUN Ae-
TEKTOPa 3HAUYUTEABHO AOPOXE OTHOCUTEABHO MCMOAB-
30BaHHOI0 HAMW CNEKTPODOTOMETPHUYUECKOTO.

McnoAb30BaHME TPAAMEHTHBIX PEXUMOB 3AKOU-
pPOBaHUA TakXe MNO3BOAWUT 3HAYUTEABHO COKpPaTUTb
BPEMS aHaAM3a, HO TA@BHOE — MOXET MO3BOAWUTb
pas3AeAnTb NMUKKU NMPUMECHbIX da3 n onpeaeAdemMblx
cybCcTaHUMM (B HaleM cAyyae - TeTpaMeTpuHa U Mu-
HOPHbIX KOMMOHEHTOB). OAHAKO 3TO BO3MOXHO TOAb-
KO Ha Honee poporocTosLeM 060pyAOBaHWKU U AO-
NMOAHUTEABHO TPebyeT cneLnanbHbIX PacTBOPUTEAEN,
CTOMMOCTb KOTOPbIX 3aMeTHO Bbile. Ham yaanochb
nsbexatb nopbopa rpapneHTHbIX PEXMMOB elle M
MOTOMY, YTO CTaBUABHOCTb XpoMaTorpaduyeckux xa-
PaKTEPUCTUK MPU MUX UCNOAB3OBAHUM 3HAYUTEABHO
ycTynaeT cTabuUAbHOCTU MPU UCMIOAb30BaHWK M30KPa-
TUYECKOro pexuma [6].

Mocne nopbopa ycAoBUI  xpomMatorpadupoBaHust
HEOOXOAMMO MEPEeNTU K YCTaHOBAEHMIO METPOAOTHYe-
CKMX XapaKTepUCTMK MeToAa aHaAM3a, OAHOBPEMEHHO
BapbMpPysi YCAOBUS NPOBOMNOArOTOBKW. AAA TOTO UTOObI
OMNPEeAeAUTbCS OKOHUYATEABHO C BapMaHTOM WX NpOBeAe-
HWSA, Aydlle BCero npoBecT Heboablre (A0 3 npob ¢
OAM3KUMU BEAMUMHAMK HaBECOK) CEPUM aHaAM30B OA-
HOM NapTMK NPOAYKLMM C UCMOAB30BAHMEM PA3AUYHbIX
CUCTEM PacTBOpUTENEN (TADA. 2). AHAAM3 NMOAyYaeMbIxX
PE3yALTaTOB MO3BOAWUT CKOPPEKTMPOBATb MPOOOMNOAro-
TOBKY, ONMPascCh Ha CUCTEMY, B KOTOPOM BbIAM MOAYUEHbI
MaKCMMaAbHO cOanaHCHPOBaHHbIE Pe3yAbTaTbl Mo onpe-
AeNeMbIM KOMMOHEHTaM. B Hallem cayuae pesyasratbl
no TETPAMETPMHY AOCTAaTOMHO CMABHO BapbMPOBAAMCH
Kak BHYTPU OAHOW CEPUK, TaK U MeXAy cepusiMu; bonee
TOrO, NOKa3blBaAW 3HAUUTEABHOE OTKAOHEHWE B CTOPOHY
60AbLUMX, YEM 3aKAAABIBAAOCH, 3HAUYEHUI COAEPXaHUA

cybCcTaHUMK. ATOT haKT MOXHO OOBACHWUTb Kak cUcTeEMa-
TUYECKYIO MOTPELUHOCTb aHaAM3a, K NPUMEpY, HEOAHO-
POAHOCTBIO CYOCTaHLMK, MOTPELLHOCTLIO B3BELUMBAHWSA
TEXHUYECKOTO MPOAYKTa, NMAOXOW rOMOreH13aumen nepea
0T60pPOM NPOOBI MAM BO3MOXHBIM paccAanuBaHMeM 06-
pasua. Hanbonee BeposiTHasA NMpUUMHa - 3aBblLIEHWE
doHa curHana 3a cyeT NOrAOLLEHMA MPUMECHBIX das, Ko-
TOpOe, HECMOTPSI Ha NPEANPUHATBIE YCUAUS, OKa3blBaeT
ONpPeAENeHHOE HEraTMBHOE BAUSIHME.

Mpy OKOHYaTeAbHOM BbIOOpPE 3KCTPAKLMOHHOM
CUCTEMbI OLEHMBAETCH CPEAHEKBAAPATMUHOE OTKAO-
HEHWE BHYTPU OAHOM cepun. MOXHO OLEHUTb MOAY-
YaeMble 3HaYEHUS CO CPEAHUMM 3HAUYEHUAMU MEXAY
CEPUAMU U CPABHUTb UX C HOPMOAOMYCKOM, KOTOPbIM
3aKNaAbIBAeTCA B HOPMATUMBHO-TEXHUUECKYHO AOKY-
MeHTaumto. B Hallem cayuae (Taba. 2) 6bira Bbibpa-
Ha cucTemMa M3onponunaoBbin cnupt (UMNC) - AMmeTna-
cynbdokeuna (AMCO) ¢ cOOTHOLIEHWEM KOMMOHEHTOB
80 : 20, Kak onTMMaAbHas U caman cbanaHCUPOBaH-
Haf. 3aBbllEHHOE 3HaUYeHWe TeTpaMeTPMHA AAA BCEX
MCMNOAB30BAHHbIX 3KCTPAKLMOHHbBIX CUCTEM MOXHO
yyecTb, UCMOAb3Yys MeToa A0BaBOK [9], oAHaKo 3TO
He Bceraa 6biBaeT ypaobHO. lNpole akcnepuMeHTaAb-
HO Ha HECKOAbKMX MapTUAX MPOAYKLMMW/MOAEABHbIX
obpasuax nonbiTaTbCA BbIABUTb CUCTEMATMYECKOE
3aBbllIEHNE/3aHMKEHNE pe3yAbTaTa aHaAM3a WAU
NpPOBECTU MeXAabopaTopHble CAUMYMUTEAbHbIE WCMbI-
TaHWA OAHOWM MapTUMKM MPOAYKTa B pasHbix Aabopato-
puAX, CpaBHMBaAs CBOW 3HAY€HUA C pe3yAbTaTtamu
apbuTpaxHoi/bix  Aabopatopuu/n.  Pe3yabTaTtom
NoAOBHOIo poAa OLEHKM ByAeT ABASTbCS BBEAEHMWE
KOppeKTUpytowero KoaddUUMEHTa, YUMTbIBAIOLLETO
HeraTMBHOE BAMSAHWE MPUMECHbIX da3 WAM HU3Koe
M3BAEYEHME OMPEAENAEMON CYOCTaHUMM B 3KCTparu-
pyHOLLMI pacTBop.

MapaAreAbHO € 3TUM HEOBXOAMMO OMPEeAEeAUTLCA
C METPOAOTMYECKMMU aCMNeKTaMu aHaAUTUYECKOro
onpeaeneHus. PEKOMEeHAOBaHHbIE MOAXOAbI AAA KO-
aHaAUTUYECKMX 3apad (OBHapyXeHWe OCTaTOUHbIX
KOAMYECTB B BO3AYXe, BOAE, MOYBE, MPOAYKTaxX Nnuta-
HUA U T. A.) U, K Ipumepy, dapMaueBTUKE, HECKOAb-
KO OTAMYAIOTCS, XOTA U MOTYT ObiTb PACCMOTPEHbI B
OAHOM MAOCKOCTU. Cpaldy HeoHXOAMMO OroBOPUTb-
Csl, UTO Mbl B paMKax AQHHOIO MCCAEAOBaHWA CTa-
paAuCb HECKOABKO YMPOCTUTb MOAXOA K BbipaboTtke
METPOAOTMUYECKUX XapaKTepucTnk. PasymeeTtcs, psaa
pa3paboTyMKOB MOXET HE NMOWTH MO 3TOMY MyTU U UC-
NoAb30BaTb PEKOMEHAOBAHHbIM Habop TpeboBaHMM
[10]. OcHOoBaHMEM AAA MOAOOHOTO popa «ynpoLle-
HUSA» MOXET CAYXWTb LUMPHUHA AMana3oHa, B KOTOPOM
pacnonAaraetca OMNpeAeAieMoe 3HayeHue COAep-
XaHWS1 MHCEKTUUMAA (B HaAlLeM CAyvyae, Hanpumep,
ANSt cyBCcTaHUMKM anbda-LUMNEPMETPUH 3TO 3HAYEHWe
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coctaBasieT 10,0+1,0%), uto xapakrepusyetca He-
3HAUUTEABHBIM W3MEHEHWEM OMOPHON MeAMaHHOM
BeAMUMHbI (Ha £10%). O6bI4HO AAA dapMaLEBTUKK
OLEeHMBAKOTCATaKNE MOKa3aTEAU TOUHOCTU, KaK CneLum-
¢éunuHocTtb [11, c. 22-24], TOYHOCTb MO MapameTpy
oTKpbiBaemocTn [12; 13, p. 8-9], AOCTOBEPHOCTb NO
napameTpam MOBTOPAEMOCTM U BOCMPOU3BOAUMO-
¢t [10, yactb 2. OCHOBHOM METOA ONPEAEAEHUA NO-
BTOPSIEMOCTM U BOCMPOM3BOAMMOCTM CTaHA@PTHOrO
MeToAa M3MepeHun (5725-2-2002-1, 5725-2-2002-
2,5725-2-2002-3)], npeAeA KOAMYECTBEHHOTO onpe-
penenmns [11, c. 31-33] u ctabuabHOCTL pacTBopa
npobbl [11, c. 49; 13, p. 9-11]. HeobxoaMMmo oTMe-
TUTb, YTO AManasoH ONpPeAeAieMbIX BEAUUYMH B ITUX
cAyYyanx 0BblYHO AOCTATOYHO LUMPOK OTHOCUTEABHO
MeAMaHHOro 3HaveHua u coctaBaseT +400% anA
NOAMMEPHBIX MUKPOKancyA [14] n Mukponpumecu B
OAMroMepHoM cybcTaHumm [15]. BeanunHa pnanaso-
Ha MOXET BapbMpOBaTbCH, HAaNnpUmep, AAS TBEPAbIX
AEKAPCTBEHHbIX GOPM OTKAOHEHMWE OT ONOPHOTO 3Ha-
yeHua coctaBasieT ot 50% po 150% [16], a npu onpe-
AENEHUU LMNEepMeTPUHa B BOAE AMANa3oH AUMHER-
HOCTM AOCTUraeT 3HauveHui B bonee uem 2000 pa3s
[17]) n, B nepByto o4YepeAb, OPUEHTMPOBAH Ha Mo-
HUXEHWEe NPEAEAbHON YyBCTBUTEABHOCTM METOAWMKM
3a CYeT MCMOAb30BaHWS Pa3AMUHbIX METOAMYECKMX
NPUEMOB U YABTPAYyBCTBUTEAbHbBIX METOAOB AETEKTU-
poBaHwms.

[TOCKOABKY OnpeaeneHue MNPOAYKUMU, MPOU3-
BEAEHHOW B 3aBOACKMX YCAOBMAX B AOCTATOUYHO
Y3KOM WHTEPBAAE KOHLEHTPAUMK AENCTBYIOLLMX
BELLEeCTB, He COBCEM PaBHO3HAYHO OMPEAENEHUIO
COAEPXaHUA OCTATOUYHbIX KOAUYECTB, KaK B CAyYae
3KOMOHUTOPKHIa, TO U TPebOBaAHWUA OTHOCUTEABHO
KaAMBPOBOYHbIX XapaKTepUCTUK MOryT HbiTb nepe-
CMOTPEHbI NYTEM 3aMeHbl MOCAEAHUX Ha CONOCTaB-
AEHWe pe3yAbTaTa aHaAu3a C MeAMaHHbIM 3Have-
HWEM HOPMaTUBHOIO Noka3saTteAs. Ha npakTtuke aTto
O3HayaeT, YTo MPU HOPMAAOMNYCKe, Hanpumep, AAS
anbda-umnepmMmeTpmMHa B YCAOBMAX MPOU3BOACTBA
ANl Hallen MOAEAbHOW npenapaTMBHOW GOPMbI
10,0+1,0% HeT cMbIiCA@ CTPOWUTb KaAMBPOBOUHYLO
XapaKTEPUCTUKY ANl TPAAYMPOBOYUHBLIX PACTBOPOB
Kak MUHMMYM MO YeTbipeM TO4YKaM AManasoHa
(kak nponucbiBaeTca mMeToanvecku [15]), yuuTbl-
BalOWMM KOHLEeHTpauuto anbda-uunepmMmeTpmHa
B CPEACTBE B YCAOBUAX NPOOBOMNOATOTOBKM (K Mpw-
mepy 9,0, 9,5, 10,0, 10,5 n 11,0%). AMHENHOCTb
AManasoHa npoBepseTcs npu paspabotke MeToaa,
M Aanee ee MOXHO He yUYuTbiBaTb NP NPOBEAEHWMU
peanbHbIX U3MePEHUI NPob. ITO NPUBEAET K Mpo-
BEAEHUIO aHaAmM3a GaKTUYEeCKU «MEeTOAOM OAHOM
TOUKMK», MPU 3TOM B KayeCTBE KOHTPOAbHOIO pac-
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TBOpa OyaeT BbibMpaTbCA pPacTBOP, COAEPXKALLMM
MeaAMaHHoe 3HauveHue 10,0% ansa anbda-umnepme-
TPUHa. JTOT Xe pPacTBOP MOXHO MCMOAb30BaTb AAA
OCYLLECTBAEHUSA BHYTPMAAOOPATOPHOIO KOHTPOAS,
Hanpumep MpU MNOCTPOEHUU KOHTPOAbHbIX KapT
WyxapTa [8, 18, 19]. Mpu paboTe UAU C HUIKUMMU
KOHUEHTPaUMAMU UAU Ha YPOBHE YYBCTBUTEABHO-
CTU AeTekTopa, CTOMT MPUAEPXKMBATBCH PEKOMEH-
Aaunn Anst BOXKX/TKX-METOAMK MO COOTHOLLEHUIO
CUTHaA : Wym He meHee yem 3 : 1 [20].

Bblbop TMNa aHaAMTMUECKOro ctaHAapTa W/WUAK
npoleaypa ero BO3MOXHOIMO WCMOAb30BaHWSA/ar-
TectauMn paHee 6bIAM paccMoTpeHbl [1]. Tem He
MeHee, HeobXx0AMMO NPUAEPXMBATLCA OOWMX pe-
KOMEHAALMIM K BbIBOpY TMNa Xpomatorpaduyeckoro
onpeaeneHus (BIXX/MKX), nponncaHHbIX B PyKOBO-
AALMX U METOANYECKUX AOKYMEHTaxX [21-24] AAA KaXx-
AOVi KOHKPETHOM CybCTaHLUMKU MAM HECKOABKMX NPOU3-
BOAHbIX B CAy4Yae rpyrnnoBOro OnpeAeneHus.

YCTaHOBAEHWE METPOAOTUYECKUX XapPaKTEPUCTUK
MCXOAA M3 OOLLMX NPEeACTaBAEHWA MOXET (KBUHT-
3CCEeHUMA METOAMYECKUX AOKymeHToB [10, 18, 19,
25-27]) 6bITb CBEAEHO K aATOPUTMMU30BAHHON MpPo-
Lueaype u3 Tpex 6AOKOB. Huxe nMpoaeMOHCTpUpyem
npumep BHEAPEHWUS METOAMKWU OMPEAEANEHUS Tha-
KAOMPUAE B MOAEABHON reneobpasHoi nprMaHkKe.

baok 1. Ha nepBom 3Tane HEOHXOAMMO cocCTa-
BUTb NMA@H UCCAEAOBAHUA, B KOTOPOM YETKO 3aAaTb
YUCAO cepui. NTOCKOABKY AN @aHaAM3a NMPOAYKLMU
yKa3blBaeTcs AOCTATOYHO Y3KMW AMANasoH onpe-
AEASleMbIX MOKa3aTenel (Kak npaBuAO He BoAblue
+10%), TO pEKOMEHAYEM HE MPEABSBASAT BbICOKMX
TpeboBaHWI Npu pas3paboTke METPOAOTUYECKMX
aCNeKToB METOAMKM KOAMYECTBEHHOIO XMMUYECKO-
ro aHaausa (KXA), a Hao60poT, MUHUMMU3NPOBATb
YMCAO CEPUN M NMOBTOPHOCTEM - OAHa cepus n 30
06pas3uoB A oueHuBaHusa (00), nccaepayemMbix B
ABYX MOBTOPHOCTAX.

BAoK 2. [TpoBeCTM NCCAEAOBaHMS B COOTBETCTBUM
C 3apaHMEM M HabpaTb HEOOXOAUMYIO CTATUCTUKY.

Baok 3. TIpoBECTM OLEHKY MOAYYEHHbIX Pe3yAbTa-
TOB U BbIYUCAUTb HEOOXOAMMbIE METPOAOTMYECKNE
3HaueHnss KXA, no pesyabtataM KOTOPbIX MPUHATb
OKOHYaTeAbHOE pelleHre O pa3paboTke MeTopa M
€ro BHeAPEHUN B NPaKTUKy AabopaTopuu.

Pasymeertcs, umcno OO0 moxeT 6blTb COKpaLLEHO
B CAy4yae BbICOKMX 3aTpaTr (PMHAHCOBbIX, BPEMEH-
HbIX MAM NPUOOPHbLIX), OAHAKO HEOBXOAMMO MOHM-
MaTb, YTO MpPW 3TOM MOCTPaAaeT KayecTBO MPOBO-
AUMBbIX npoueayp. Mpu aToM K caMuM npoueaypam
AOAKHO ObITb MPUBAEYEHO MaKCMMaAbHOE YUCAO
AOMYyCKaeMbIX OMepaTopoB U CPOK HE AOAXKEH ObiTb
OrpaHUYEH OAHUM AHEM.
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PacueT MeTpOAOrMUECcKMX XapaKTepPUCTUK
ByAyT OLIEHWBATLCS MOAYUYEHHbIE B XOAE IKCMEepH-
MEHTOB MoKa3aTeAn KauecTBa:

* 0, - NoKasaTeAb MOBTOPAEMOCTM DEe3yAbTa-
TOB aHaAM3a,

* 0, - Mokasatenb BHYTPMAAOOPaTOPHOI NpeLm-
31OHHOCTM PE3yALTAaTOB aHaAW3a,

* A - nokasatenb TOYHOCTM PE3YALTATOB aHaAN3a,

* A, - NokasateAb NPaBUALHOCTM NOBTOPAEMOCTH
pEe3yALTaTOB aHaAM3a,KoTopble COMOCTaBAAIOTCA
C MOKasaTeAiMU KauecTBa METOAMKU aHaA13a
(NpUNUCbIBAEMbIMIU METPOAOTMUECKUMU XapaK-
TEPUCTUKAMM): AMHEMHOCTBIO PaAYMPOBOUHbIX
XapaKTepUCTUK, NPEAEAOM OBHapPYXEeHWs, NpPo-
LieAypOit NPOBOMNOArOTOBKM. Aanee OKOHUaTEeAb-
HO OMPEAEASIOTCA METPOAOTUUECKWME XapaKTe-

PUCTUKK NOTPELLHOCTA ONPEAENEHNSA.

Pacuet nokasatenel KauectBa pe3yAbTaToB aHa-
AM33 NPOBOAAT MO CAEAYHOLLUM GOPMyAaM:

Pacuet nokasatensi NOBTOPSAEMOCTU PE3YALTATOB
aHanmsa: o, ~ S

r

S
L

Sy =

PacueT nokasatens BHyTpuAabopaTopHOM npe-

LM3NOHHOCTN PE3YAbTATOB aHaAM3a: O, ~ SR

PacueT nokasatenst TOMHOCTH PEe3yAbLTaToOB aHaAMU3a:

*A =+1,96-0(8)
o(A) =20,
*A =+1,96-2.0,

PacueT nokasaTtend NpPaBWAbBHOCTM PE3YAbTATOB
aHaAu3a

ACJ‘I,B = IACJ'I,H| = ACJI =2

MeTpoAOTrMUEeCKHE XapaKTEPUCTUKN PE3YALTATOB
aHaAM3a, MOAyUYEHHbIe B AaOOPaTopun, UCMOALIYHOT
B ONMUCAHWWU K HOBOW METOAMKE UAU CPaBHUBAIOT C
yXe UMELLMMUCS NPU BHEAPEHUU CYLLLECTBYIOLLIEN
METOAUKK. B mocaeaHeM cayuyae oLeHMBAEeTCs Bbl-
NMOAHEHWE CAEAYHOLLMX YCAOBUIA:

npu ¢, <0, 0, <0, AASAr, ACASAC, - MPUHKUMAIOT
pelleHne 0 COOTBETCTBMM MPOLIEAYPbl aHaAM3a B
Aabopatopum TpeboBaHUAM METOAMK KOAUYECTBEH-
HOr0 XMMUWUYECKOT0 aHaAuK3a.

MepBUYHbIE AQHHbIE B XOAE OLIEHKWBaHKS 0bpa3ua
reneobpas3HOro MHCEKTULIMAHOTO CPEACTBA, COAEPXKa-
LLLEr0 B KAUYECTBE OAHOIO M3 AEMCTBYIOLIMX BELLECTB
0,125% TMakAonpuAa, NPeACTaBAEHbI B Tabauue 3.

1. Onupanacb Ha NOAyYEHHbIe AaHHbIE (PEe3YAb-
TaTbl €AMHUYHOIO M3MEPEHWs) MOCAe pacueTa
CpeaHero apudMeTUUEeCKOro pesyAbTaTOB eAM-
HWYHOTO aHaausa X

_ Xq+Xp
T n 0

X

rA€ N - KOAMYECTBO MapasA€AbHbIX OMpeAe-
AeHUI, B nporpamme Excel paccuutbiBatoTcA
BHYTPUAABOpPaATOPHbIE METPOAOTMYECKME Xapak-
TEPUCTUKU METOAWMKM, HauMHaa C BbIOOPOUHOMN
aucnepcuus 2.

Bbi6opouHyto aucnepcuio S? paccuuTbiBatoT
Mo CAEAYIOLLEN dOpMYAE:

2
Ziz:l(Xl'_XCP)
n—1

Siz ==

rae X=X, n X, noo4epeaHo,
N — KOAMUYECTBO NaparAeAbHbIX ONPEAENEHUI (N = 2).
AAA npuvepa NpUBEAEM pacyeT Si2 maLl=1nL=2:

$,2=(0,1215-0,122)% + (0,1215-0,121)? =
0,00052 + 0,0005 = 0,00000025+0,00000025 =
0,0000005

$,>=(0,1215-0,120)* + (0,1215-0,123)* =
0,00152 + (-0,00152) = 0,00000225+0,00000225
=0,0000045

MT. A AO S, >
2. PaccuuntbiBaeTcs cpeaHee 3HauYeHne nsme-

PEHWUI, MOAYYEHHbIX B YCAOBUSIX BHYTpUAabopa-
TOPHOW NpeunsnoHHocTn (L=30)

2X
L

AAs Hawero npumepa: 3,606/30 = 0,120%.

cp

Xm =
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Ta6auua 3. Pe3yAbTaTbl aHaAM3a COAEp)XXaHHA THaKAoNpHAA B 00 MoaeAbHO# reaeobpa3Hoi npuMaHke

Pe3synbTaT eAMHUYHOIO Pe3ynbTaT e AMHNYHOIO
Homep | Y3MepeHus, NonyyeHHoro (;%T,,Ag;.e Homep | V3MepeHus, Nony4eHHoro (;F;:/Iﬂq:';.e

00 B YC/IOBUSIX MOBTOPSIEMOCTU 00 B YCJ/IOB/SIX MOBTOPSIEMOCTH

3HayeHne 1 | 3HayeHue 2 3HayeHne 1 | 3HauyeHune 2
1 0,122 0,121 0,122 16 0,122 0,121 0,122
2 0,120 0,123 0,122 17 0,120 0,123 0,122
3 0,123 0,123 0,123 18 0,123 0,123 0,123
4 0,110 0,113 0,112 19 0,110 0,113 0,112
5 0,125 0,122 0,124 20 0,125 0,122 0,124
6 0,122 0,121 0,122 21 0,122 0,121 0,122
7 0,120 0,123 0,122 22 0,120 0,123 0,122
8 0,123 0,123 0,123 23 0,123 0,123 0,123
9 0,110 0,113 0,112 24 0,110 0,113 0,112
10 0,125 0,122 0,124 25 0,125 0,122 0,124
11 0,122 0,121 0,122 26 0,122 0,121 0,122
12 0,120 0,123 0,122 27 0,120 0,123 0,122
13 0,123 0,123 0,123 28 0,123 0,123 0,123
14 0,110 0,113 0,112 29 0,110 0,113 0,111
15 0,125 0,122 0,124 30 0,125 0,122 0,124

3. PaccuutbiBaeTca cpepHEKBaAPaTUYHOE OTKAO-
HeHue (CKO) pe3ynbTatoB €AMHMYHOIO aHaAM3a, Mo-
AYYEHHbIX B YCAOBMAX BHYTPMAAOOPaATOPHOM npeuu-
3MOHHOCTH, T. €. CKO cpepHUXx apudMeTUUecKmx ABYX
napanneAbHbIX U3MEPEHUI ch OTHOCHUTEALHO 061LLLErOo
cpeAHero Xm:

2
213,?—-1(Xm - XCp)
L-1

B pAaHHOM cAyvae SR=\/(O,OOO59/29)=O,OO45%.

SR:

4. PaccumTbiBaOTCS AONOAHUTEABHbBIE XapaKTepu-
CTUKMU:

CYMMa KBaApPaTOB OTKAOHEHWI KaXAOro CpeaHe-
ro pesyAsrata napasneAbHbiX U3MEPEHUI oT obLLero
CpeAHero:

2

232 (X — Xep)” = 0,00059,

CyMMa AMCMEpPCUi MNapanAeAbHblX WM3MeEPEHWN:

¥5% =0,000084.

5. MpoBepsAT OAHOPOAHOCTb BbIGOPKMU.
5.1. C ucnoanbzoBaHuUeEM KpuTepus KoxpeHa.

3HaueHne kputepus KoxpeHa G . PaccunThbI-
BatoT No GopMyAe:
2
(52)
max

30 ¢2°

. — MakcumanbHas aucnepcusa (tabavua
$,>=0,0000045,

2.572=0,000084,

G_=0,0000045/0,000084=0,053,
1 CpaBHMBALOT NOAYUYeHHYto BeAnunHy G =0,053 ¢
sv TPMBEAEHHOM B [25], AAA uucAa cTeneHen
cBoboabl v=N-1=2-1=1, COOTBETCTBYIOLLEIO MaKCH-
ManbHor aucnepcun f=L(N-1)=30(2-1)=30 u npuHs-
ToW BepoATHoCcTM P=0,95; G_,,=0,293.

MoAayunnocek, yto G <G uTO O3HaAuYaeT: AucC-
nepcum OAHOPOAH®bI.

B cayuae ecau Gm(max)>GTam, AENAOT 3aKAKO-
yeHWe O TOM, YTO AMCNEPCUU HE OAHOPOAHBI U
COOTBETCTBYIOLLYIO MaKCMMaAbHYtO BblGOPOUHYHO
aucnepcuio (S?) _ MCKAKYaOT M3 MPOLEAYPb
pacueTta. Bca npoueaypa noBTOpPAETCA AAS CAe-
AytOWEN MO 3HAYEeHW MaKCMMaAbHOW Bblb6O-
POYHOW AMCNEPCUN (Sj2 ) ey AO TEX MOP, MOKa HE

G(max) -

(si2 )ma
E.1[25])

Tabn’

31

28.12.2022 23:05:22 ‘



32

‘ nect 3.indd 32

NMOAYUYUTCS YAOBAETBOPUTEAbHbBIN pe3yAbTaT, B CO-
oTBETCTBUU C ychoBUueM G <G . .

KoAnuecTBO OTOPOLUEHHbLIX BbIOOPOYHBLIX AWC-
nepcuin He AOAKHO MpeBbiWwaTtb ¥3 0T 06ulen Bbi-
60pkHu (T.e. 10).

Kputepuit KoxpeHa B OCHOBHOM MCMOAb3YHOT,
€CAM KOAMYECTBO BblOOpPOK BOAblLUEe Tpex U AAA
BbIIBAEHWUS Cepui, pas3bpoc B KOTOPbIX aHO-
MaAbHO BbICOK.

5.2. C wucnonb3oBaHneM KkKputepus [pabbca
(Hanbonee UCNOAb3YEMbIN KPUTEPUIA).

Ans pesynbTatoB aHaam3da kaxporo 00 (B Ha-
wem cayyae ana C=0,125%) HaxopAT MaKkcCu-
MaAbHOE W MWHMMAAbHOE 3HAYEeHWSA CPEeAHMUX
apudMeTUUYECKUX ABYX PE3YAbTAaTOB €AMHUUHBIX
M3MepeHUi (ABe MOBTOPHOCTH) ch,min=o'1115% 7
X pmax—0:1235%.

AN HAMAEHHbIX chymin 7 ch’max
cTtatuctukm Npabbca no popmynam:

paccyuTbiBatoT

__ Xcpmax—Xm __ Xm~Xcp,min
GRpmax = Sk u GRpyp = Sk

M CPaBHMBAIKT UX C KPUTMYECKMM 3HAYEHUEM
GRTaéA AASL UMCAa cTeneHen ceBoboabl f=L-1, cooTBeT-
CTBYIOLLLETO UYNCAY PE3YALTATOB U MPUHSATON AOBEPU-
TeAbHOW BepoAaTHOCTM P=0,95 (Tabanua A.1 [27]).

B Hawem npumepe

(0,1235-0,12)
GRmax = W = 0,73 u GRmin =

_ (0,12—0,1115) _
0,0045 1,89.

GRT66A=2,893, T. €. GRmax [ GRmin MeHblLUe GRTaéA.

Ecam GR  >GR . w/wam GR_>GR ., To co-
OTBeTCT?erUJ.VIe pesyAbTaThbl ch,min W/ UAU chymax n3
AAABHEUNLLMX pacyeToB UCKAIOYAIOT.

Mpoueaypy NPOBEPKM Ha HaAuuMe BbIGPOCOB
NMPOAOAXAIOT AO TEX NOP, MOKa He BYAYT BbIMOAHEHbI
ycnosust: GR_ . <GR . n/manGR . <GR_ .

6. NMocAe MCKAOUYEHUA M3 BbIBOPKK rpybbIX NPo-
MaxoB, €CAY TaKOBble MMEOTCSH, 3aHOBO PACCUMThI-
BalOT CpeaHee apudmeTnyeckoe, CymMMy AMUCHEp-
cuint n CKO Bcex pesyabtatoB. Obliee KOAMYECTBO
pe3yAbTaTOB NMPU 3TOM YMEHbLUMUTCA Ha KOAUYECTBO
rpy6bix NPOMaxoB.

7. PacueT nokasaTteAsi NOBTOPAEMOCTH.

He nckatoyeHHble U3 pacyeTta S CUMTaloT OAHO-
POAHBIMW, U MO HUM oueHuBatoT CKO, xapaKkrepu-
3ylolllee MOBTOPAEMOCTb PE3YAbTAaTOB €AMHUYHOIO
aHaAM3a (MmapanNeAbHbIX OMPEAEAEHWM), MOAYYEH-
HbIX AAA COAEPXaHWS, COOTBETCTBYIOLLETO COAEP-
XaHuto Tnaknonpuaa B 00.

CKO paccuutbiBatoT no GopmMyAe:

rA€ B YUNCAE CAaraeMblx HET OTOPOLLEHHbIX 3Ha-
YEHUN.

AN HaLlero npumepa Sr=\/(0,000084/30) =0,0017%.

lNokasaTtenb MOBTOPAEMOCTU PE3YALTATOB aHa-
m3za B Buae CKO o, (B %) AAA coaepxXaHui, co-
OTBETCTBYHOLLMX COAepXaHUto Tuakaonpupa B 00,
ycTaHaBAWBAIOT, MPUHUMAnA PaBHbIM S

0 =S

rn r

YCTaHOBAEHHbIE 3HaYeHUA G, CPaBHWBAOT CO
3HAUYEHUAMM  XapPaKTEPUCTUKM  MOBTOPSEMOCTH

METOAMKM aHaAu3a o, (B Halwem cAyvyae Mbl ycTa-
HaBAMBaEM 3TO 3HaueHue camu 1 o, =0,). B cayuae
€CAU O, 6bIAO 3aAQHO BHEAPAEMOW METOAMKON, Ha-
npumep 5%, NepeBOAAT % B AOAW U ONPEAEASIIOT O,
caepytomm obpasom: 6,=0,01-0, (%),

marnonpupa s~ 0:01%5%0,125=0,0062%.

B wutOre noayyaem CAepylOUlee CpaBHEHMUE:
0,0017<0,0062. Aenaem BbIBOA, UTO KpUTEpPUI
BbIMOAHSAETCA.

B cayuae ecan 0, >G,, AEAAIOT BbIBOA O HEAOCTA-
TOYHOM BHEAPEHUU B AabopaTopuMn KOHKPETHOW
METOAMKW aHaAM3a U OMPEAEATIOT MEPONPUATUS NO
npoBepKe COOAOAEHUA NPOLEAYPbl aHaAU3a.

B cayuae ecan o, <0, nokasateAb NOBTOPAEMO-
CTW PE3yAbTaToB aHaAK3a NPUHUMALOT PaBHbIM O

8. OueHka nokasateneit BHyTpUAabopaTopHOW
npPeun3MoHHOCTH:

AaHHYIO OLEHKY OCYLLECTBAAKT C UCMNOAb30Ba-
HWEM pe3yAbTaTOB aHaAM3a, Ha OCHOBE KOTOPbIX
6bIA OLEHEH MOoKa3aTeAb NMOBTOPSIEMOCTU Pe3yAbTa-
TOB aHaAM3a.

PaccuutbiBaloT ob6llee cpepHee apudmeTuye-
CKO€ 3HaYyeHue pe3yAbTaToB aHaAu3a:

2X
L

cp

A B

Ana Hawero npumepa: 3,606/30=0,12%.

PaccuntbiBator CKO pe3yAnbTaTtoB €AMHWYHOTO
aHaAM3a, MOAYUYEHHbIX B YCAOBUAX BHYTpUAabo-
patopHoOM npeumsnoHHocTu, T. e. CKO cpepHUX
apudMeTUYECKUX ABYX NapaAAEAbHbIX UBMEPEHUN
ch OTHOCUTEAbHO 0OLLEro CpeaHero X, (cM. Bbllwe
NyHKT 3).

2
Efil(Xm B XCp)

= Bl

B Hawem cayyae S =0,0045%.
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lNMoka3aTeAb BHYTpMAAbOOpPaATOPHOM Npeuunsu-
OHHoCTW B BMAe CKO o (B eAMHMLAx 3MepeHus
COAEPXaHWA TUAKAONPUAA, T. €. %) AAS COAEPXKa-
HWW, COOTBETCTBYHOLIMX KOMMOHeHTY B 00, ycTta-
HaBAMBAIOT, NpUHUMas pasHbeiM CKO S_ cpeaHMx
apuoMeTUYecknx ABYX MNapasAeAbHbIX W3Mepe-
HUI. Aanee NMPOBOAAT aHAAOTMUYHbIE MPOLEAYPbI,
onvcbiBaeMble Bbille B NMyHKTe 8.

9. OueHka nokasaTeAnss TOYHOCTU PE3YALTATOB
aHaAuM3a.

AaHHoe 3HaueHne A BbIUMCAAETCA UCXOAA U3
Cynepnosnumnmn CAEAYHOLWUX YPaBHEHWN:

+A =+1,96 0(A)

o(h,) = 2.0,

*A =+1,96 2.0, (BHawemcayuae 6,=0,0045%).

Ans Hawero cayyad A = +1,96 2-0r =
+1,96-2:0,0045 = 0,0176%.

10. OueHka nokasaTtenel NpaBUAbBHOCTU pe-
3yAbTATOB aHaAM3a:

PaccunTbiBatOT OLEHKY MaTeMaTMUeCKOro OXMW-
AAHUA CUCTEMATMYECKOW NorpelHocTn Aaboparto-
pUKN BA Kak Pas3HOCTb MeXAY 0OLLMM CpeAHUM apud-
METUYECKMM 3HAaYeHUEM Pe3yAbTaToB aHaAusa X 1
arrectoBaHHbiM 3HaueHnem C 00 no ¢popmyne:

8.=1X,C, |, B Hawewm cayuae 8 =0,005.

Aanee paccuMTbiBalOT 3HauYeHWe KpuUTepus
CtbloaeHTa t

|6,

Sk . 43

7.3

rae A ? - NOrpeLHoCTb aTTeCTOBAaHHOIO 3HAYEHMS
B OO (B eAMHMLIAX M3MEPEHUS COAEPXKAHUA onpeae-
AIEMOTO KOMIMOHEHTA, T. €. B HallleM cayyae %),

S.2 - aMcnepcusa BHYTpMAaGopaTopHOM npeLm-
3MOHHOCTMU.

lMonyyeHHoe 3HauyeHue t cpaBHuBatoT ¢ t (f)
npu yncae cteneHen ceoboabl f=L-1 Ara poBEpU-
TeAbHOW BeposATHocTM P=0,95 (3HauyeHusn tae ()
npvBeaeHbl B Tabanue A.1 [27]). B Hawem cayvae
t=1,67,at . (f)=2,04.

Ecam t<t (f), TO oueHKa MaTtemMaTU4ecKoro
0XMAAHUA CUCTEMATUYECKOW MOrPeLIHOCTH Aabo-
paTopuMM He3HauyMma Ha ¢OHe CAyyalHOro pas-
6poca, 1 B 3TOM CAyuyae ee NPUHUMAaIT paBHOM
HyAto (6 =0).

Ecam t>t (f), TO oueHKa cucTeMaTUUYECKOM
NnorpeLwHoCcTn 3Ha4ynMma Ha GoHe CAy4YanHOoro pas-
6poca. B atoMm cAyyae MOXET ObiTb NMPUHATO pe-
lieHWEe O BBEAEHWM B pe3yAbTaTbl aHaAW3a, Mo-
Ayyaemble NMpu peasnsaunn AaHHOW METOAUKK B
AabopaTtopuu, nonpaeku Ha 3HaveHne 6, T. e. 6,

[ecT-MeHeAXMEHT
Ne3 2022 rop,

cooteetcTBytoulee copepxanuto C-6, (C), Bblunta-
0T U3 At0BOro pesyabTaTa aHaAu3a, MOAYYEHHOTO
COrAaCHO METOAMKE B KOHKPETHOW rabopatopuu.
Mpu HEe3HaAYMMOCTH B WAM MPUHATOM pelle-
HUW O BBEAEHWU B pe3yAbTaTbl aHaAu3a nonpas-
KW nokasaTeAb MPaBUAbHOCTM pPe3yAbTaTOB aHa-
AM3a (BEPXHIOKO ACA'H U HUXHIOK ACA,B rpaHuLbl,
B KOTOPbIX HE MCKAIOYEHHas cucTemartuyeckas
norpelwHocTb AabopaTopun AN COAEPXaHUW,
COOTBETCTBYIOLLMUX COAEPXAHUIO OMPEeAeAsieMoro
KomMnoHeHTa B 00, HaXxoAUTCA C NPUHATOM BEPOAT-
HocTbto P=0,95) paccuuTtbiBatoT No $poOpMyAe:

Sk _ 4%
|Acnp =1Acnul=Acn =2 g™ o Bl
Ana Hawero caydaa A, . = |A. | =0,006%.

CAB CaH
Ecan CAepyroLmMe  YCAOBUA  BbIMOAHAKOTCA: 0m<0r,

0,,<0., A <A, TO NPUHUMALOT PELLIEHME!
° 0 COOTBETCTBUM MPOLIEAYPbI aHaAM3a B Aabopa-
TOPWK TPEOOBAHUSIM K METOAMKAM KOAMUYECTBEH-
HOro XMMMYECKOrO aHaAM3a AAA AQHHOTO Avana-
30Ha U3MEPEHUI;

*  METOAMKA CuMTaeTcss BHEAPEHHOM B Aaboparto-

pYK AASE AQHHOTO AManal3oHa U3MepPEHUI.

OTAEABHO HEODXOAMMO OCTAaHOBMTLCA Ha OMMCaHUK
Taknx 06bEKTOB aHaAN3a, A KOTOPbIX AOCTUraeTcs Xopo-
LLEe pa3peneHme 1 peannsauma HECKOABKMX XpoMaTtorpa-
GUYECKNX CUTHAAOB OAHOBPEMEHHO (reoMeTpUYeckue
WA ONTUYECKME U30MEPDI). B aToM cayuae npu pa3pabor-
Ke METOAQ aHaAM3a HY)XHO YETKO MPOMMCbIBATb YCAOBUSA
06paboTKM aHAAUTUUECKOTO/MX CUrHana/oB. Bo3MOXHbI
CAEAYHOLLIME BapUaHTbI: YYET CyMMbl BCEX aHAAUTUUECKMX
CUrHaAOB (HanpuMep, BCe M30MEPHbIE CyObEeANHULIbI);
HECKOABKMX CUrHAAOB, OTHOCSILLIMXCS TOAbKO K OAHOW rpyr-
ne (Hanpumep, TOAbKO LMC- AW TOABKO TPaHC- GOpMbl);
CUrHaAa CamMoro akTUBHOMO M3oMepa. Y KaXAoM U3 aTUX
BO3MOXHOCTEN €CTb CBOM NMAKOCbI U MUHYCbI, KOTOPbIE He-
06XOAMMO OLEHWUTb M MOCTYAMPOBATb MAW MPONKCHIBATbL
BO3MOXHOCTb peaAm3aLmmn cpasy HECKOAbKWX BapuaHTOB
npv BHEAPEHUWN. BOAeE OCTOPOXHO HY)XHO MOAXOAWTb K
BHEAPEHMIO METOAMK aHaAM3a MPUPOAHbIX MHOTOKOMIMO-
HEHTHbIX CUCTEM, TAE NPUXOAUTCS CaMUM BblBUpaTb pe-
NnepHble COEAUHEHUSA AAS OLiEHMBaHKA [28].

B panbHerwem Mbl paccMOTPUM OCOOEHHOCTU MpPo-
60MOArOTOBKM 1 Nopbopa ONTUMaAbHbIX YCAOBWIA XpOMa-
TorpadupoBaHMa MpU NPOBEAEHWU OLEHKW Pa3AMUHbIX
WMHCEKTULMAHbBIX KOMMO3WLMNA.

3AKAKOYEHUE
B paboTe GblAM PACCMOTPEHbI METOAUUECKMUE MOAXO-
Abl K OMPEAEAEHUIO CPa3y HECKOAbKUX MHCEKTULIMAHBIX

33
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cy6CTaHLMIA B UHCEKTULIMAHOM KOHLIEHTpaTe. [oatanHo
nokasaHbl BO3MOXHOCTM ONTMMM3MPOBATb YCAOBUSA
XpomaTtorpadpuueckoro paspeneHus BCex Tpex cybcTaH-
LMIA pasHbIX rpynn MHCEKTULIMAOB, UCMOAL3YHOLLMXCS B
npakTMke pest control. MokasaH NpUMep ycTaHOBAE-

CMUCOK UCMTIOAb3OBAHHOW AMTEPATYPbI
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Ona concrete example, the possibility of determination by the method of HPLC in a complex multicomponent
composition based on three active substances of insecticidal substances of two different groups - pyrethroid
insecticides (tetrametrin and alphacypermethrin) and a derivative of the phenylpyrazolone series (fipronil)
is considered. The variants of solving the analytical problem are shown on the model solutions and the
experimental sample, the aspects of the transfer of substances from the simplest variant of the preparation form
(emulsion concentrate) to the solution are considered. Algorithms for creating a methodology and sequentially
establishing metrological characteristics of quantitative chemical analysis are shown on the example of a
substance of the neonicotinoid series (thiacloprid) embedded in a food gel matrix. Recommendations on the
creation of methods for a wide range of insecticidal substances used in the practice of «pest control» are given.
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